The Baylis-Hillman 1 is a well known method for coupling aldehydes and activated alkenes, and is catalyzed by tertiary amines or phosphines, emerging as a valuable carbon-carbon bond-forming reaction. These adducts have applications in biology.
The Baylis-Hillman 1 is a well known method for coupling aldehydes and activated alkenes, and is catalyzed by tertiary amines or phosphines, emerging as a valuable carbon-carbon bond-forming reaction. These adducts have applications in biology. 2 Keeping in view the importance of such adducts, the crystal structure of the above compound has been carried out by crystallographic methods. A schematic view of the molecule is shown in Fig. 1 .
The title compound ( Fig.1) was prepared by the coupling of 2-chloro-5-methyl-pyridine-3-carbaldehyde (5 mmol) and acrylonitrile (5 mmol) in methanol, the reaction mixture being stirred at room temperature in the presence of 1,4-diazabicyclo[2.2.2]octane (5 mmol) for 15 min. This mixture was washed with water, extracted with chloroform and recrystallized from acetonitrile (yield 96%).
A summary of the key crystallographic information for the title compound is given in Table 1 . Intensity data were collected on a Bruker SMART CCD area detector diffractometer with graphite-monochromated radiation (λ = 0.71073 Å). Cell constants and an orientation matrix for data collection were obtained from a least-squares refinement in the range (2θ) 2.413 -27.404˚, and corresponded to a primitive orthorhombic cell. The data were collected at a temperature of 293(2)K using the ω-2θ scan technique to a maximum θ value of 28.01˚. The collected data were reduced by using the program SAINT, and an empirical absorption correction was carried out by using the SADABS program. The structure was solved by direct methods using SHELXS-97, and anisotropic displacement parameters were applied to non-hydrogen atoms in a full-matrix least-squares refinement based on F 2 using SHELEXL-97. All of the hydrogen atoms were positioned geometrically and allowed to ride on their parent atoms, with C-H = 0.93 Å and O-H = 0.81 Å, and with Uiso(H) = 1.2Ueq(C) or 1.5Ueq(C,O) for methyl and hydroxy groups. The final cycle of refinement converged to R = 0.054. The geometrical parameters and molecular graphics were computed using programs PARST, ORTEP-3 and PLATON.
The crystal structure of the title compound together with the atom labeling scheme is shown in Fig. 2 , while the final positional parameters of the non-hydrogen atoms with their equivalent temperature factors are presented in Table 2 . The selected bond lengths and angles are listed in Table 3 . The hydrogen bonding geometry is presented in Table 4 .
The N-C, Cl-C and other bond distances are comparable to Table 1 Crystal and experimental data μ θ σ related structures previously studied. 3, 4 Although the title compound belongs to a centrosymmetric space group, it contains a chiral atom [C7], and thus represents a racemic mixture. The hydroxy oxygen is tilted away from the acrylonitrile group because the C8-C7-O1 bond angle is distinctly larger than that of C4-C7-O1. The chlorine atom is almost in the same plane with the pyridine ring. The cyano bond distance agrees well with the literature values.
In the crystal structure, the packing is dictated by intermolecular (O-H·N) hydrogen bonds into chains (C6 type) 5 along the c-axis. These chains are joined three dimensionally through C-H·N dimers. An intra-molecular C-H·O interaction is also observed. This interaction closes the five-membered pseudo-ring O1-C7-C4-C3-H3 according to the S(5) pattern. Similar interactions were observed in the literature. ) for non-hydrogen atoms Table 3 Table 4 Hydrogen bonding geometry
